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APCI 



[0 15 2] 
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MS : 420 [M+H] ♦. 
APCl(MeOH) 


3 8 




N 


MS : 406 [M+H] + , 
APCl(MeOH) 


3 9 


H 


O 
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PH, 


MS : 409 [M+H] + , J 
APCI(MeOH) 


4 0 


r ».,» 


D 






MS : 373 LM+HJ i 1 
APCKMeOH) 



[0 15 4] 
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mi 2] 









41 




t/E : 357 [M-H] 
ESKMeOH) 


42 




SB : 371 BHQ ", 
ESKMeOH) 



[0 15 5] 

HMI4 3 




Me 2 N 



Me 2 N 



r 1 6 XX., M 




O 



Me 2 N 




t . rt .^ ( |4- [5- U-**-*?*-*) -3" (>'J^ n;tf 
AO -Jh-^7V*-;v-i-^^] 7x^| ***^*) *;w^-h (I30«ng 

Jf-IS-«»*-*-*-''"j *V*V***>T» MUM <9 8mg. 7 4% 

m!^3 T [M+°NH.] + , APCI (lOmM-AcONH./MeOH) 
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CISO3H 




Me^^ S0 2 CI 

, u _ -1-7x^-3- (h'J7A/to>^) ~ lH ~^ 

t fn QQa 3 3mmo 1) 0^nn**A (5. Oml) »*Wnn« 
m U 3 6ml 5 5mmo WMi, 2 4»mU. B6«*K 

jl/]^r^*sHnn'(l. 17g, 89%) *»*fcU"C#fco 
MS : 4 0 1/4 0 3 [M+H] + , APC I (Me OH) 
[0 15 7] 

(2) 




NH 3 




CF 3 



S0 2 NH 2 

2 S °^ ;V _5_ [1-7x^-3- (bU7;Vi^f;V) -1H-^^- 
5 -^;V] ^^^;v^HD-J F (1 0 Omg, 0 2 5mmo 1] IOTHF (5 

0:10-0:100) -eftst, 2 5- 1 9 

u***) -lH-W-;V-5-^] *7** (86. Omg, 9 

0%) »*£:LT#*:o 

MS : 3 8 2 [M+H] + , APC I (Me OH) 
[0 15 8] 

******** A A (1) (2) t»a-HtKti:^ 

[0 15 9] 
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H3C 
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MS : 396 OtHfl *, 
APCKMeQH) 



[0 16 0] 

§fe&fc#!i4 6 

#d&#U4 (1) ott^fc^: 

[0161] 



4 (2) fcPMIfcRJ© * *K & 









4 6 




MS : 426 [M+H] *, 
ESI 




UAIH4 




«7;V^^'Jf^ (5 3. 2mg, 1. 4mmol) OTH F (3m 1) 

, 1 2.V1-1 2-^Vf7/^-3 (2H) -tV 1, 1-v* 
;>k"( 6 ml I' L«oO *-7 8T:-CjP^a»*-C»U 4 WWJBJ 

L 3?^or^ 

;i;V-3- (SnJJoi^) -lH-W-*-l--f*] 
>7U* (7 7mg, 4 7%) 
MS : 4 1 2 [M+H] + , APC I (MeOH) 
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mmm* 8 

o 

HO 




1)(COCI) 2 



2)NHMe 2 




N- ( 14- C5- (4->Wx-^) -3- (>'J7**n>f^) - 1 H- 
^;_ ;v -i->f;v] 7x-)H *;v*-;v) (6 0mg, 0 1 — 

) (o^nn^y (2ml) mmmzMft**W * (2 3mg, 



1 4 mm o 1 
0 . 18 mm o 1 ) 

ii^W;vA75 K 1***11*., ^**^**U /M 

"J (2m!) CWLftSfeSJ*:. IW*2*««*Lfc* Jjjt*/*** 

N N-5M*A'-2- ( U- [5- (4 -J***? 
f-V) - l H-tTvv*-;v- 1 -^^3 
8 6%) U#/:o 
MS : 4 6 7 [M+H] + , APC I (Me OH) 
[0 16 4] 

mm \ 4 8 k ra*»cae • * - * « ^ ttroft^w 

[0 16 5] 



■ o: io o) T»ffi»u 

-3- (hV7^n> 
x;V5h-;V) 5 K (5 5m g, 



2 0- 
;v) 
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H3C VJ F 
H 3 C 
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MS : 388 QWQ + . 
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55 | 


H 3 c o Y \ y — \ 


- 390 fM+Hl \ 
ESI 


5 6 




I MS : 371 (M+H) + , 
APCKMeOH) 


5 7 


9. 

H3C 


MS : 447 \ 
APCKMeOH) 



[0 16 9] 
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H 
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MeO 
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Me^^" Me' 

O itmmo 1 ^ y/(2ml) ttWnn»^* (16mg. 0. 1 

^7/- (A^tv:^xf;v= 8 0 : 2 0->o: 100) tiiLt, 
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7 [M+H] + , A P C I (MeOH) 
0] 
9 

MeO 0 

O HN. 

MeOCOCI 



4 9 
[0 17 



H 



N 
Boc 





4- -7*4- iv ro - ( ter t-yh^'>*;v*-^7?/) ^] (14- 

,:(:^7ii*)-!-(H'M»«*) - 1H :^' r ;f;«v" 

MS°: 4 8 3 [M+H] + , APCI (MeOH) 
[0 17 1] 

nnme o 

(1) 



I^NOsS 



Tf,0 



H 2 N 



S3-" 



TfO 



HO' 

^V-l-^v] ^m^/7U'(2 3. 6g. 76. 7mmol). 2 6 

-,tu>„ (7.o ri ) f^^t;: J o?sitr^?so^k^ 

l 5 _\f,V b^^r/^-l" (23. 6g, 70%) tB#fcU#ft 



ttjS 114-115^ 
[0 17 2] 
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TfO' 




^^ ; il 5 _V;V h.J7^r^-h (2 2Qmg 0. SOmmol 
n , a -^yv^t^t>- 6 -**n>m (1 0 8mg, 0. 6 0mmol),K» 

;i)-lH-^^-l-^l ^M>75K (10 3mg. 4 8%) 

MS : 4 2 6 [M+H] + , APC I (Me OH) 
[0 17 3] 



1 

(1) 



HCI 

HN ,NH 2 




SO2NH2 h^yy 

1 (1°3. 8g, 79. Ommo l) 

T-bx-b (12. 8 5g, 5 2%) *|#fclT#fco 
MS : 3 1 2 [M+H] + , APC I (MeOH) 

(2) 0 i^M6 0 (1) ^W£-*It*^^^^» m 
[0 17 5] 
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6 1 (2) 




NMR(CDC13; • o. to v*n» a/> ° 
.76 <3H, S), 4.91 (2H, S) , 6 
.43 <1H, S), 7.76 (2H, d, J 
= 9.0 Hz), 8.06 (2H, d, J = 
9.0 Hz) m 



[0 17 7] 
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APCI (MeOH) 



10 17 8] 
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APCI (MeOH) 
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H3C-N N 
CH3 


MS : 412 [M+til + , 
APCI (MeOH) 
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MS : 410 [M+H] *, 
APCI (MeOH) 
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[0 19 0] 
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MS : 371 [M+HJ , 
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MS : 355 CM"Na] ~, 
ESI (MeOH) 




NaBHfeCN 
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(4ml) MR. W->T;«ttt«A (1H„ ^ 95m. H 

: 2 0-2 5 : 7 5) -CfflSU 4- "t"' » "^".^ iv-^*** 

-3 - ( h u 7;v^n^f-;v) -1H-K7/ ^ i 
>75K(15 5mg, 5 1%) *r»*kbT#fc. 
MS : 4 0 9 [M+H] + , APCI (MeOH) 
[0 19 4] 

** m9 ^#2 0 04-3 1 053 1 7 



mm. 2004-085143 
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MS : 4 3 7 [M + H] + , APC I (Me OH) 
[0 19 5] 

nnm o 




^COaMe NaOH 



H 2 N0 2 S 




3 --f*] 7*x-> (3. 30g, 8. 56mmol) ^ 
« / , , „, n »j*r 2 NTfc^ft^ h «; f (12. 8 m 1 , 25. 6ml) s 

gl 8 7%) m^U#fco 
MS : 3 8 6 [M+H] + , APCI (MeOH) 
[0 19 6] 

SkS 7 0 t meKe ■Mt^H:^, ttT»ft«*#fc. 
[0 19 7] 
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H 2 NQ 2 S 





(CF 3 CO) 2 0 



T«*K (I2 6mg 0. 3 4 mm o 1 > 
y^Vv> (10 8m*. 1- 3 6mmol) f>9 nn*W < 4 » * > * 

>£] ^t*V^*>T5 K (2 0mg, 17%) »*tt«o 
MS : 3 5 1 [M-H] " , ES I (Me OH) 
[0 19 9] 
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HjNOaSV^ m ~ M H2N ° 2S " 
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MS : 3 4 4[M+H] + i APCI (MeOH) 
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H 2 NQ 2 S 




l -A ;v] ^ 



4 _ [3 _ (UD^r^W b ^ 00mmol) cox H F (2 0m 

3 3ml, 4. 5 2mmol) * ft] 1 

1) 1?»*U 4- [3- (^^f)V) -5- 
yw-;v_i-xf;V] s<yl£V7>)V*yT^ K (2 4 
(4-^DD7'^v) -5 - (4-^-f- 

^yr/^^*>7§K (4 5 7mg, 6 



i) iitcMft-jv (o 

nn*;vA : y * / -;v= 5 0^ 

(4-^f)V7x^) -lH-tfv 
2mg, 3 8%) ££^4- [3- [ 

jv7i-;v) - l H-n°9 v*-^- l 

o%) t**ifn»*ki/t#fc. 

4 - [ 3 - (^nn^^-;v) -5- 
;v] ^ y -tf > X )V sfc > T 5 F 

MS '.3 6 2/3 6 4 [M + H] 
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+ , APCI (MeOH) 



H 2 N0 2 S 



1 H- 



BnOH 




T3- (^D^fjH -5- (4->Wx-^) -iH-t?9V-^-l 
^ilit*>^*t% K(9 0mg. 0. 2 5mmol) 



3 3%) ft*#fcU#«: 
MS : 4 4 8 [M+H] 
[0 2 0 2] 
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COOH 
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H2NO2S 




,„_*_S-***V« (SB7»g. !•_»»»: 'i,V^fl?*-t (2 0 35 
gtffi (2 8 7mg, 1. 40mmo 1) , N K | O 0mmo 1) 

.^^V) _ 5 _ (4-^Wx^;» - lH-t7; * L I'l 

^>T5 K (1 7 Omg, 4 5%) 
MS : 3 8 3 [M+H] + , APCI (Me OH) 
[0 2 0 5] 
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^ _lH-^-;V-l->f^ ^m**>75K (4. 8 g, 6 8%) *» 
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6mg, 8 7%) it*itt#fc. 
MS : 3 6 5 [M+H] + , APC I (Me OH) 
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10 2 0 81 





TO^ _ 




8 0 




MS : 354 [M+H] *. 
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A_ .^]Uv^r/rnM2 5 0m g> O. 69mmol Ik5%^ 
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HaNO^ M , CHO PhNH 2 ^ 

NaBH(OAc) 3 





NHPh 



^I*) -lH-evV^V-l-^ ^*>***>7^ (15 7mg. 7 
5%) tft*J:L«= 

MS : 4 1 9 [M + H] + , APCI (MeOH) 
[0 2 11] 
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MS : 3 7 1 [M + H] + , APCI (MeOH) 
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APCI (MeOH) 
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#dfe#U8 6 
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APCI (MeOH) 



[0 2 2 2] 
1 0 9 
H ^ 



s 6 
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m — T f 1 R) -3-tKD^->-l-^f^nt>] -4- (5-^^-^-3-7 
-,Wyi£V-*- 4 --<*<) ^>^r/75K(10 0mg, 0. 26mm 
\-JiiV,'» (3ml) MUtFV^.f^h CO. BM^i-*;* 



;|j^4-4-^) ^*^**y70.t>'J^« (9 6mg, 9 8 
%) Sr@#tLT#^o 

MS : 3 8 5 [M-Na] _ , ESI (MeOH) 
[0 2 2 3] 

SS ! 0 9 t imlKX -Mt^H:n, ftTOflAtm. 
[0 2 2 4] 
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MS : 371 LM-NaJ , 
ESI (MeOH) 


111 


CH3O I 

Ma + 


ex 


CH3 


MS : 371 [M-Na] ", 
ESI (MeOH) 
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\ 7 CHs 


MS : 373 [M-Na+H] *, 
APCI (MeOH) 
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[0 2 2 6] 
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. 2 9 mm o 1 ) 



i4 _ [ 3 _ ( 4 -yn^7i-)H - 5 -* TfrJ V*^/- 
;V _4_^;H 7 x-^| *;V*^;V) * (4 5 0mg, 1. 14m 

HJ* (^W'Jf>7*r/) (HOmg, 0 12mm 

i-y^P^W^^-Z' - (N. N-^f*7^) "x- 
0 2 3mmol) , t>V9Mcr t-7*b^K (2 2 0mg, 2 
Will (1B»T) |«i:^Wr,OTHF»« 2M, 
2 9 m 1 , 5 . 8 0 mm o 1 ) *« J: 8 0 ^f^JW 

5 : 5-5 0 : 5 0) Tfll*U 4- 13- [4- & ~= \ - - 

4 7%) tSftkUftfco 

MS : 3 7 2 [M+H] + , APC I (Me OH) 
[0 2 2 8] 



( 1 5 4 m g, 



1 1 5 



114 fcPMIfcKiS 
[0 2 2 9] 









115 


<«3 


MS : 358 ftftfti *, 
APCI(MeQH) 



[0 2 3 0] 



1 1 6 





" 4 _ [ 3 _ (4 -*n*:7*=*> -S-***4V+**-*-W*] 
7 ' 5mmoU tBSE#2 0 0 4-3 1 0 5 3 1 7 
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88/ 



n 18a 0 9mmo 1) **»-ein*.fc«U Dean^taik^»»W9#^fc«J 
M«t«»U l BlWirtKWtLfc. **** U 

!*7^nv>^77^ i^***: 2 : l) -c»*U 3- (4-7 

7x^t (3. llg. 7 0%) S:@#fctt#t 



MS : 47 
[0 2 3 



1/4 7 3 

1] 

1 7 



[M + H] + , A P C I (MeOH) 




H 2 N 




1) /°^^NH 



2) TFA 

3 _ -4- 14- [ (2, 5-^f/"lH-^-*-l 

i 7^>^Jr/7-tb» ^7^A (4 0mg, 0. 0 4mmo 

n 2-^>^D^~>^^ - 7^-2' - (N, N-y^W>^) K7x-/ 
(3 5mg, 0. 0 9 m mol)^^>^ (2 8 0mg, 0 - 8 6 mm o 1 

™ (o *v**/:t*-JU) (60mg, 0. 6 7mmo 1 ) ^S&aXOTx. 

, JA y^7^D7h^7^ <^** > : 1^^ = 9 5 .5 -65 .35 
i£5l?5»Lfc (3X1 0ml) o »»«*^^^***^. 21*^ =90 

****L4- (3- U- [ (2-^^vf-^-V) (^^) I^^mV 5 

4%) *^at#/:o MS : 4 0 2 [M+H] + , APCI (MeOH) 
[0 2 3 2] 

118 119 

1 1 7 kHWcKJfc- £lTOft-frW*#*:o 
[0 2 3 3] 
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APCI 0/feQH; 
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H 3 C^ V N X ^^ HCI 
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MS : 386 ftWfl *, 
APCKMeCH) 
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[0 2 3 4] 

%mm 1 2 o 

1) BocNH 2 

2) HCI 

o ^7*=*) - 5-^*-4-7*-HvW-f (2 0 0m; 

3 "i n m f^JiJfVT-feh^) (6 0mg, 0 

2 5 1 [M+H] + . APCI (MeOH) 
[0 2 3 5] 
1 2 1 



miE#2 004-3105317 
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o 1) * 
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7x1)1/] (I89mg, 8 1%) *«#fcb-C#^o 

7 8 [M + H] + , APCI (M e OH) 
3 6] 

1 2 I t Wi:^ .»t»"»^ ftT«HIA* 
[0 2 3 7] 



2 — 6 5 

--f ;v) 
MS : 2 
[0 2 



ffiSE#2 004-3105317 



#M 2004-085143 



[*4 2] 



12 2 


una* 

OH 


C«3 

,° 


J M 

A 


S : 252 [M+H] +, 
PCI (MeOH) 


12 3 


0 


CHg 




US : 278 [M+H] + . 
APCI (MeOH) 


J 12 4 


NH 2 


MS : 251 [M+H] +. 
APCI (MeOH) 


1 12 5 


0" 

if 




^° 


MS : 281 [M+H] +, 
APCI (MeOH) 




1 12 6 


ex 


Q 




MS : 278 [M+H] +, 
APCI (MeOH) 



[0 2 3 8] 



?mm 2 004-3105317 



tiNR 2004-085143 



^-v? I 92/ 




[0 2 3 9] 



ffliE#2 004-3105317 



mm 2004-085143 



^-v : 93/ 



4] 











0 








132 




(Tj 




MS : 280 BMfl +. 
APCKMeOH) 




















133 




u 


o 


MS : 266 ft/BKl +, 
APCIdfeQH) 








ft 




134 




(7 




MS : 266 OWQ +. 
APCIftfeOH) 











[0 2 4 0] 

1 3 5 



HQ 2 C 




HO 



H °^NH 2 




. T( m v i<n±^^ 5 K (7 2 mg, 0. 3 8 mm o 1 ) * 

' \ * n vh^97>r- (^^y :f^m^^^=9 5:5-8 0.2 0) ^ffl* 1 ^ 

MVWU^-J^TU (I0 5mg, 8 7%) rt#kttW. 
MS : 3 3 7 [M + H] + , APC I (MeOH) 
[0 2 4 1] 

13 6^148 

UJ|E# 2004-3105317 



2004-085143 



^-y: 94/ 



13 5* • t fc ic J: 9, aTOft***^- 

[0 2 4 2] 

1*4 5] 

m z 




MS : 279 [M+H] •+. 
APCI (MeOH) 



MS : 295 [M+H] +, 
APCI (MeOH) 



MS : 337 [M+H] +. 
APCI (MeOH) 



MS : 323 [M+H] +, 
APCI (MeOH) 



MS : 380 [M+H] +, 
ESI 



[0 2 4 3] 



mSE# 2004-3105317 



mm 2004-085143 



95/ 



[^4 6] 



1 

1 4 1 


CHg 0 

H 










IS : 337 [M+H] +, 
VPCKMeOH) 


14 2 


I " 


0 


0 




MS : 336 [M+H] +. 
APCI (MeOH) 


14 3 


H I 








MS : 351 [M+H] +, 
APCI (MeOH) 


14 4 


Q 

H0- >v ^X^ 1 . 

H 


0 


c 




MS : 399 [M+H] +, 
APCI (MeOH) 


14 5 


OH 

& 1 










MS : 363 [M+H] +. 
j APCI (MeOH) 



[0 2 4 41 



ffi|iE# 2004-3105317 



#JH 2004-085143 



: 96/ 











0 




14 6 


H 1 II / 3 


Mo ; ot>/ L"i^nj^> 




APCI (MeOH) 




0 




14 7 


n SI ii /"a 

0 ^^^vtf^ 

Cj ° 


Mo 1 obi LM^nj^i 
APCI (MeOH) 




o 


- 


14 8 




MS : 280[M+H]+, 


HCI i^Tr^ 


APCI (MeOH) 



10 2 4 5] 

4 9 




mg, 71%) Lt#f: 0 
MS : 2 6 1 [M+H] + , APCI (MeOH) 
[0 2 4 6] 

%mm 1 5 o 



ffltE4# 2004-3105317 



#JS 2004-085143 



^-v I 97/ 




4- (5 - - 4 - 7i-H V W-^- 3 - 'f ^) ^W-bU;W (2. 0 
0g, 7 . 7 mm o 1 ) »5fc>fc!Mb* USA (2. 40g, 42. 8 mm o 1 ) «0 1 - 
•fust; -ju (5 0ml) mm%LZ 1 4H^MilL/c 0 lEiiL 

a:>^;-^=io : l) t*iiu 4- (5-^f^-4-7x-Hv*t/-;i' 
-3-4/10 SeAWi (2. Olmg, 9 4%) *»5fcfc LT#;fco 
MS I 2 7 8 [M-H] " , ESI (Me OH) 
[0 2 4 7] 

$mm 1 5 1 




4- (5-^f^-3-7i- ;W v*iJ-y-;v- 4 -4 )V) 7x;-;v (I50mg 
, 0. 6 Ommo 1 ) SrDMF (3ml) K?#S|U 6 0 %7fc«<b^ h'JfA (27mg 
, 0. 6 8mmol) *MM"?tiQZ-tz 0 2- ( 2 -70^1 h * '» 7" h 7 H 

Kn-2H-tf9> (1 3 7mg, 0. 6 6mmo 1) SrllTM, -ft«^Lfco R 

(2 0 0ml) fcinx., tKT^L^^ =£fln?$£*Lfco 
Lfcfc, ^i"J*^*7A^nvF777^ - (^^r-9"> : ipm^^^= 9 0 I 1 
0-^70 ! 30) X-mM-?Z>Z. tiZX *K 5->f;V-3-7i-^-4- |4- [2- 
(T- h 7 t KG- 2 H-tf9>- 2 -4 /V-*3rvO x^y] >fVW-;i/ 
(14-lmg, 6 2%) ZmttMlbLXfttzo 
MS : 3 8 0 [M+H] + , APC I (Me OH) 
10 2 4 8] 

mmm 1 5 2 



5->f-JV-3-7i — 71/- 4- )4 - [2- (rF7tKn-2H-fc'7V-2-^ 
;l/*dfv) ih + y] 7x-^| -fyW-* (14 0mg, 0. 3 7mmol) =Sr h 
'j7^nftSS (4ml) fc»#U M?6l*W«»U^o fida&Srftttlk 3»i6Sr-> 
'J *m9^^ny l>777-f - 9 0 : 1 0-*0 : 1 0 0) 

X-m^k-f&Z t KX *K 2- [4- (5-^f^-3-7i-Hv^fty-;V-4-^ 
jv) 7x^y] j.^y-;u (5 2mg, 4 7%) Sr»*iLT^. 
MS : 2 9 6 [M+H] + , APCI (MeOH) 




[0 2 4 9] 



ffiSE#2 004-3105317 



#M 2004-085143 



I 98/ 



15 3 



OMe 



OMe 




H 2 NOC 



KOH 




H 7v U 0 9mg, 0 3 ytmmo 1) m e r t T **« (4 0 » 1 > 
\2*m4VijU *A ( 1 9 7mg, 3. 50mmol) Srfln*-, 

ixf^=l : 2) tSIU 2-^ >*V-4- <5-*£*? Jil 
5-;V-4-^f;V) ^X75K(2 7 3mg, 7 3%) «rH#fc LT^fc. 
MS : 3 0 9 [M+H] + , APC I (Me OH) 
[0 2 5 0] 

**S 1 5 3 fc PMUKKIB • " « ^ flTOft^tUfc. 

[0 2 5 1] 







mm 


15 4 




MS : 309 OHM] +, 
APCKMeOH) 



[0 2 5 2] 

15 5 



OMe 



H 2 NOC 




o 



H + CI 



H 2 NOC 




= K(4 5mg, 0. l4 6m m ol)^Vv^A(2 7 0mg 2^3 mm 

F (34. 9mg, 8 1%) *mfctLX&tz 0 
MS * 2 9 3 [M-H] " , ESI (Me OH) 

ttiSE# 2004-3105317 



#11 2004-085143 



^-v : 99/ 



[0 2 5 3] 

%MW 1 5 6 




OMe 



OMe 




5 _ST)V-3-y*.^-4- (4, 4, 5, 3, 2-V* 

llo-^^r/^h^KSOOmg, 1. 4 15mmol),»7^ 

(Ultng, 0. 2 8 3mmo 1) > U V ^ 

1) ©HVX> (7. 0ml) mmWL*^ 2 

5_;v-4-^;v) ^/-bV^(188mg, 4 6%) t@#tUf»^. 
MS : 2 9 1 [M+H] + , APC I (MeOH) 
[0 2 5 4] 

IS \ 5 6 * ***** -MtKlilciO, ttTOft^m. 
[0 2 5 5] 



(3 1. 7mg, 0. 1 
A (9 0 lmg, 4. 245 mm o 











CN 










157 




1B:291IM*H1+, 






AFCKMeCtf) 









[0 2 5 6] 

mm 1 5 8 




1) NaOH 



H O 




2) SOCI 2 

3) HO^\^NH 2 



N _ [4- (5->f^-3-7xiHVW 
ffi!E# 2004-3105317 



mm. 2004-085143 



100/ 



q_t- y - l-^n^NV-^ (59mg, 79mmol) t bVxf;V7. ✓ 
fBOm* 7 9mmol) ^nn^«-7 8UiTU 

t >7 5/) -4- (5->f^-3-7x-H^t; ^ 

->f*) ^yXT^Y (5 6mg, 3 6%) L"C#£o 
MS : 3 9 4 [M+H] + , APC I (Me OH) 
[0 2 5 7] 

mum 1 5 9 

H 2 N0 2 SY-> H2N02S O^VNHBoc 





1- [4 - (75^;v^;v) 7x,;v] -5- (4 LTI^kI 

9 ^ -3-*;V^f (2. 1 4 g, 6mmo 1) , 97 < 
, ,,„,, 7 2mmo 1) b'JiWV/ 1.00ml, 7.2mmol) ©t 

4 _^ f -; V7 ^-;V) -lH-f7'/-JV (5 6 9 m g , 2 2%) =Sr@#t LT#^o 
MS : 4 2 9 [M+H] + , APC I (Me OH) 
[0 2 5 8] 

mt&w 1 6 o 

H ^fl M .N_NHBoc H2N02S 0-nV NH2 





L U-^)V7x-;v) - 1 H-tf^V-^ (5 1 Omg, 1. 1 9mmo 1) <*> 

_ ;(fJ1/7i; .^ _iH-tf9V-^ (2 9 5mg, 75%) «:i#i:lt^o 
MS : 3 2 9 [M+H] + , APC I (Me OH) 
[0 2 5 9] 

%mm i 6 i 

HaNO^V^ m mu H2N02S 





tttSE# 2004-3105317 



mm 2004-085143 



: 101/ 



J-y&f-** (66mg, 0.2mmo 1) |C*(2ml>, 4 8 %ffir*M L( 1 m 1 
»i*rS*«^VU9A (1 7mg, 0. 2 4mmo 1) <7)7K« (0. 

fnris olkstVT^^ #«■*«»* 

"iili) 7^;v] -3-^-5- (4-^^x.;v) 

;v (3 3mg, 3 9%) 

[M+H] + . AP C I (Me OH) 



- 1 V*~ 




H 2 NOH-HCI 




' 2 - (4-^7x^) -l-^r/-3->f>x^V (8 OOg 2 
c \\ *»KKn*wr/ (2. OOg, 28. 8mmol), KB* 

9 5g, 9 4%) *»*fcUT#fco 

1/2 9 3 [M+H] + , APCI (MeOH) 

1] 



1) LDA 



7 . 

Si + 
0 m 



: t 
(7 





2) AC2O 



o / /i ^n*7xr:;V) - 1 - if U 5? V- 3 - * ^ > **~>A (4. Og 

13 ( Jm«oT) «Sf (loml) «»U - 6 0 JC« 'J* « V< V * u 

_ ;1/ _5_^-_; V ( 2 . 5 4g, 5 6%) ^*^t#/:o 
MS : 3 3 3/3 3 5 [M+H] + , APCI (MeOH) 
[0 2 6 2] 
(3) 



mSE#2 004-3105317 



#® 2004-085143 



102/ 




Bin^aatb^o Ri&ift* <*«i«- *m*bi^ wftt-^^' / + Si*. .v,i 

S «»*«B««*^«MMk, 2^^*ff*££° L B f! [4- (4-7 
U%"1=Z] l-5-^WVi^/-^-3-^V] *U?» CI. 9g. 7 8% 

MS : 3 15/3 17 [M + H] + , APCI (Me OH) 
[0 2 6 3] 

(4) 

Br> - NC « 





MS : 2 6 2 [M+H] + , APCI (Me OH) 
(5) 

NC^ ho 2 c n 

HCI 





^ 4 _ (5 _ >f .;v_ 3 - (3-tr-;v;v) ✓rv*-9-V-;v-4-'Ov) 

MS : 2 7 9 [M-H] " , ESI (Me OH) 
[0 2 6 5] 



mfE# 2004-3105317 



#^ 2004-085143 



: 103/ 



[f5 0] 



mm 






16 3 


0 

^ U/ F 
O 

H3C 


MS : 426 ftt+H] +, 


16 4 


o 

H3C-N 

CH3 


MS : 411 [M+H] +, 

A DPT ^RyTckOH^ I 


16 5 




MS : 424 [M+H] +, j 
APCI(MeOH) 



[0 2 6 6] 



tBIE# 2004-3105317 



S&m 2004-085143 



^->? : 104/ 




[0 2 6 7] 



miE# 2004-3105317 



#1200 4-085 1 43 



105/ 



[«5 2] 



mm 






17 0 


a 

0 0 


ft 


MS : 315 DWfl +, 
APCKMeOH) 


17 1 


V 

H W 
( 


1 7^ 
L /° 


MS : 331 ftWfl +. 
APCI (MeOHO 


172 


XL 


ft 


MS : 296 OWfl +, 
APCKMeOH) 









[0 2 6 81 

mm ? 2 1 mesa • i&s-r « aTo^t^. 

[0 2 6 9] 









17 3 


o 

H,C 


MS : 337 [M-H] -, 
ESI (MeOH) 



^\Va, + (J-Med.Chem.) , 4 

0%, 1 3 4 7-1 3 6 51 (1 9 9 7^) KiBr 
[0 2 7 1] 



miE# 2004-3105317 



#M2 004-085143 



: 106/ 



1*5 4] 











17 4 





[0 2 7 2] 



[0 2 7 3] 









17 5 




MS : 308 [M+H] + , 
APCI (MeOH) 


17 6 




MS : 351 [M+H] *, 

APCI (lOmM-AcONH^/MeOH) 



[0 2 7 4] 

mmm 1 7 7 



NH 2 




(Boc) z O 




tHfE#2 004-3105317 



mW. 2004-085143 



: 107/ 



5 
3 

M 



3mg, 8 2%) ^@#tU#/:o 

MS? 35 1 [M+H] + , APCI (l0mM-AcONH4/MeOH) 



[0 2 7 5] 

mmm 1 7 s 



[0 2 7 6] 









17 8 




MS : 493 [M+H] \ 

APCI (10mM-AcONH 4 /MeOH) 



[0 2 7 7] 

mnm 179,180 

WJ i 7 6*3^1 7 8T?#e»it^fc'6****« 2 

[0 2 7 8] 
5 7 1 




4aaU" 




17 9 


HO — ^^^NH 

rji ch 3 


MS : 309 QWfl + * 
APCI (MeOH) 


18 0 


O 


1 O 


MS : 287 tM+Jfl 
APCI (MeOH) 



[0 2 7 9] 

^Jfe^ll 18 1-18 4 



ffiSE#2 004-3105317 



Sfcffi 2004-085143 

«fll4 4 (1) ■C#fetLfcft'Mfc***« 44 (2) 
[0 2 8 0] 



108/ 



I 1 


0 0 j _ 




18 1 


H p kv V 

H,C 1 


MS : 454 [M+H] + , 
ESI 


18 2 


h ,0 l_/ y 

H£ 


MS : 440 [M+H] + , 
ESI 


18 3 


OytL 

■ 3 


MS : 454 [M+H] + , 
ESI 


18 4 


h 0 Uy V 
1 He 


MS : 440 [M+H] *, 
ESI 



[0 2 8 1] 
[0 2 8 2] 



ffilE^2 0 0 4-3 1 0 5 3 1 7 



#M 2004-085143 



^-v: 109/ 



[f 5 9] 



18 5 



186 



CI 




N. 




187 



,CH 3 




O 




o 









MS : 295/297 DtHfl + , 
APCKMeOH) 



MS : 275 DWfl *, 
APCKMeOH) 



MS : 300 awfl \ 
APCKMeOH) 



[0 2 8 3] 

mmm i s s > i s 9 ^ , ^ 

mmm 1 5 e # x xrmmm i s 5 -e# *b *: 

[0 2 8 4] 



1 5 0 bm&KEJ& • 9BM 



ffiSE#2 004-3105317 



#11 2004-085143 



^-p : 110/ 



me o] 











O O * 














MS : 308 BHfl 


188 




ESI 


189 


O CI 


MS : 312/314 IjHfl "> 
ESI 



[0 2 8 5] 

ftttS i 8 5 ; i 8 6 *ft h *Lfcft*« *«M153k HWIcJUfi -WtlCkfe 
10 2 8 6] 







mm 


190 




MS : 313/315 ftWfl + , 
APCKMeOH) 


19 1 


0 CH 3 


MS : 293 Dil+H] *, 
APCI (MeOH) 



[0 2 8 7] 
[0 2 8 8] 



ffifE# 2004-3105. 3 17 



#M2 004-085143 



: 111/ 





O £ J . 




19 2 


o 1 


MS : 363 [M+H] *, 1 
APCI (MeOH) 


19 3 


H 3 C T H X^jlv 3 


MS : 364 [M+H] + , 
APCI (MeOH) 


19 4 


/ o 

H 3 C 


MS : 387 [M+H] + , 
APCI (MeOH) 


19 5 




MS : 379 [M+H] % | 
APCI (MeOH) 



[0 2 8 9] 



ffiiE# 2004-3105317 



mm 2004-085143 



112/ 




[0 2 9 0] 



mum 2004-3105317 



S&M. 2004-085143 



s<-i? : 113/ 




tiiiE#2 004-3105317 



#02004-085143 



^-v>: 114/ 




[0 2 9 2] 



tttSE#2 004-3105317 



mW. 2004-085143 



115/ 




[0 2 9 3] 



mSE# 2004-3105317 




#H 2004-085143 



[£E6 7] 



2 12 



2 13 



2 14 



2 15 




CH 3 O 




QH 3 O 




.CH, 




MS : 338 [M+H] + , 
APCI (MeOH) 



MS : 350 [M+H] + , 
APCI (MeOH) 



MS : 350 [M+H] 
APCI (MeOH) 



MS : 365 [M+H] *, 
APCI (MeOH) 



116/ 



[0 2 9 4] 



ffi!E# 2004-3105317 



#JM 2004-085143 



117/ 



im6 8] 



mmm 


i 




2 16 




H 

( 


*\ / CH " 


MS : 377 Bfl-H] 
ESI 


2 17 




ex 




MS : 363 [M+H] , 
ESI 


2 18 


H 


Of 




MS : 384 DWf] + , 
ESI 


2 19 


O 

OH H 


XX 


y CH 3 


ESI 



[0 2 9 51 



mtE# 2004-3105317 



#11 2-0 04-085143 



v : na/ 



mm 



2 2 0 




MS : 337 [M+H] *, 
ESI 



2 2 1 



HjN'~X H 




MS : 434 [M+H] \ 
APCI (MeQH) 



2 2 2 




MS : 378 [M+H] *, 
APCI (MeOH) 



[0 2 9 6] 

^ife'P!! 2 2 3% 2 2 4 

mmm i 8 7 1 » 1 9 4 <^b£-««#) 7ot • & - k * 

[0 2 9 7] 









2 2 3 


VirVl y cH 3 

o ^^^^ 


MS : 317 [M+H] \ 
ESI 


2 2 4 




MS : 284 [M+H] *, 
ESI 



ffiSE# 2004-3105317 



#0 2004-085143 



^-v! 119/ 




y o | o 




(3 R) 



1) NaOH 

2) EDC, HOSu 



-3- I [ (4- (5->f^-3-7x-;V-fV*t , /-JV-4-'f. 
^^JV)T?y] ^^-f (9 5 2mg, 2. 5 2 mm o 1 ) 
;V(5ml)^IU lNTKm-fk^VU^^TK^ (3ml, 3. 0 mm o 1) JOC 

o Mmfc*j&m&&*^Vc&^ *WC«»U iEHt^o ^SiCDMF (3m ) 
SrUllx Kv>tN-li Kn**/^^*/W 5 K (2 9 Omg, 2. 52mmol) , 1 
lf ^_ 3 „ ( 3 » _y^ f -,v7 5y 7 'ne;v) *;V^5K^I (4 8 2mg, 2 
. 5 2mmo 1) ^OttiDi, **KMfcRLTMTVHftiI#Lfc. Jgjf * < 

loomi) *iniu jwa»ir**J:o*-c**u l»^'>^«U i 

HL/:oSS^HV«ftUWU N- I (1R) -3 - [ (2 
venUvy-l-^;v) -l-^;v-3-**V^nn;M -4- (5-* 

f-;V_3- 7x _;U^y^-9-y-;v-4->f *) "«VXT3K (8 7 5mg, 7 5%) * 

MS : 4 6 2 [M+H] + . A P C I (Me OH) 
[0 2 9 9] 
HJfcW 2 2 6 

ftlfctl 2 2 5 t mm^RB • fctSi-S - J: 9 * JJlT^ft^^i/- 
[0 3 0 0] 









2 2 6 


/~f° 8 ? H » 2 

O k-^^^-V 


MS : 462 [M+H] *, 
APCI (MeOH) 



[0 3 0 1] 



2 7 




NH 3 



H 2 N 



H 




N- I (1R) -3- C (2, t^rV] - 1 

ffliE# 2004-3105317 



#M 2004-085143 



120/ 



f;v-3-t^y/nif;v| -4- 3 - 7x^;K v^t/-;v-4 - ^ 

^>X7< K (lOOmg, 0. 22mmol) 5:THF (5ml) fc»#U 7jci£ 
T, 3 0%7>^-T7fc (1ml) *Mx.tz<> I MT'-Bftl^L/:f , RJE**ft«if- 

';*^*?A^n7h/57-f- (^^r-9-> : p^^;V= 7 5:2 5^0:100) 
filU N- [ (1R) -3-7^-1 3 -^^rv^ntf;!/] - 4- (5 

-^f>-3-7x-HVW-Jl'-4-'f^ ^>X75K (8 7 5mg, 7 5% 
) *H#fcLTl$fco 

MS I 4 6 2 [M+H] + , A P C I (Me OH) 
[0 3 0 2] 

%jfc0)l 2 2 8- 2 3 0 



[0 3 0 3 J 
[3c7 2] 









2 2 8 




MS : 364 [M+H] + , 
APCI (MeOH) 


2 2 9 




MS : 408 [M+H] + , 
APCI (MeOH) 


2 3 0 


To 


MS : 422 [M+H] + , 
APCI (MeOH) 



[0 3 0 4] 

mmm 2 3 1 




N- I (1R) -3- [ (2, 5-9**ytfnyV'/-l--f^) -1-^ 
?-)V-Z-3r*cV~7u\£)V\ -4 - (5-^f^-3-7x-;Ky^ty-^-4-^ 

ffiiE# 2004-3105317 



#M 2004-085143 



^-v : 121/ 



AO ^/X7 5 K (1 0 Omg, 0. 2 2 mm o 1) ^THF (5ml) CPL> 
ft*9*t>'^A (16mg, 0. 4 2mmol) *0tTin*.. SttRtttlWl 
fc. W6«t=<MP*fl:T>*-f a*»* (2mi) fcor-cin*., ft»if*-e»iHL 

A?D7h^?7^- (^t>:SRxf^=4 : l — l : D -c»!Ht4icCJ:9 
N— [ ( 1 R) -3-KKD^->-l-^f;V7 p at:>] -4- (5-^^-^-3-7 
UMvW-;v-4-f;V) ^>X7U* (7 5mg, 9 9%) *H#i:LT#fc 

M S : 3 5 1 [M+ H] + , APCI (MeOH) 
[0 3 0 5] 
2 3 2 

HJfeOT^ttW 2 3 1 t m*fcJRJ6 • &3"f * ZtK£*), ttTOft*«ttlft. 
[0 3 0 6] 









2 3 2 


?H 3 O 

ho "^^k iO^< CH3 


MS : 351 CM+H] \ 
APCI (MeOH) 



[0 3 0 7] 

#gjfc#ij 2 3 3 



[0 3 0 8] 







saw* 


2 3 3 


H O ' L / \ r 
H 3 C 


MS : 440 [M+H] + , 
ESI 



[0 3 0 9] 

2 3 4- 2 4 8 

[0 3 10] 
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mi 51 



mmm 






2 3 4 


V "==/ \_J NH 2 


MS : 357 [M+H] + , 
APCI (MeOH) 


2 3 5 


OH H 


MS : 367 [M+H] + . 
APCI (MeOH) 


2 3 6 


T 0 


MS : 363 [M-H] ', 
ESI 


2 3 7 




MS : 350 [M+H] + , 
APCI 


2 3 8 


0 


MS : 337 [M+H] *, 




HCI [^f^' 


APCI 



[0311] 
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mm 2004-08 



5 14 3 



^— 2>: 123/ 



1*7 6] 









2 3 9 


I H X 

i 




MS : 364 [M+H] *, 
APCI ! 


240 


o 


-Si' 


MS : 309 [M+H] + , 
APCI 


2 4 1 


H k 

HCI 


r o 


MS : 384 [M+H] *, 
APCI 


2 4 2 


N 

HCI 

O 


, CH 3 


MS : 370 [M+H] \ 
APCI 


2 4 3 


H Uk 

HCI 

u 


PHj 


MS : 356 [M+H] *, 
APCI 



10 3 12] 
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^-v>: 124/ 



mi 7] 









2 44 


OH H 


fy 


c 


;h 3 

p 


MS : 353 QWO *, 
APCI 


24 5 




o 


, CH 3 

X ° 


MS : 377 CM-H] 
ESI 


2 4 6 


O 

U t 

HCI j| 


Ok 


CH 3 

o 


MS : 370 QWG \ 
APCI 


2 4 7 


H 3 C N 

HCI 


o 


1 


CH 3 


MS : 385 ftWf] \ 
APCI 


248 


9^ 9 

3 H 
HCI 


0 






MS : 350 DM+H] + , 
APCI 



[0 3 13] 

mmm 249 

mum 1 2 it mm^Kfc • #m-t& ztizxio. &T<o4k&to*&fco 

[0 3 14] 



miE# 2004-3105317 



#M2 004-085143 <*-V I 125/ 



mi 8] 









249 


N 
II 


M3:261 fettfl \ 
AFCIfltfeOH) 



[0 3 15] 

gttttfO 2 5 0 
(1) 




3-7I-HVW-)!' (8 4 0mg, 5. 7 8 7mmo 1) « (1 5. 0 m 
1 ) ItC, &m (6. 0ml, 117. lmmol) fcflDx^ SB^LfcjPfc 90ti:*9 

Rxf^= 1 0 0 : 0-*9 0 : 1 0) -CfllStU 4 -/n^-3-7x-;H 
;Ml 2 9 0mg, 9 9%) *l*tU#fc, 
MS: 224/226 [M + H] + , AP C I 
[0 3 16] 

(2) 4 -7*n^-3-7i-^'f V#-9-y-;i/«rffl^THi&ffil 12 1 fcRMH^RJES • 
[0 3 17] 



[£7 9] 



mm 






2 5 0 (2) 


O 


MS : 264 ttHfl 
ESI 



[0 3 18] 

tP^JES^!! 2 5 1 2 5 2 

mmw 135V • &s-r a -tcio, jerF<z><b^%&#fco 

[0 3 19] 
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[^8 0] 



mm 






2 5 1 


HO 

H °-^NH 


MS : 353 [M+H] *, 
ESI 


2 5 2 


o 

Ho-^r^N"Y^|i CH 3 

OH 


MS : 353 [M+H] *, 
APCI 



[0 3 2 0] 

£ jfcffi 2 5 3, 2 5 4 

[0 3 2 1] 
[^8 1] 



2 5 3 



2 5 4 




[0 3 2 2] 

^J&^fl 2 5 5 2 5 6 

[0 3 2 3] 
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mm*. 










2 5 5 




MS : 310 [M+H] + , 
APCI (MeOH) 


2 5 6 


Ol o I™ 3 

XL( CH! 


MS : 427 [M+NH 4 ] + , 






APCI 



[0 3 2 4] 

mmm 257 



[0 3 2 5] 
[i8 3] 









2 5 7 




MS : 326 [M+H] \ 
APCI 



[0 3 2 6] 

mmm 258 



[0 3 2 7] 
[318 4] 









2 5 8 


O 

Or 


MS : 294 [M+H] \ 
APCI 
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[0 3 2 8] 

mnm 2 5 9 > 2 6 0 



[0 3 2 9] 
[£8 5] 









2 5 9 


O 

H 3 C^CT^ 




MS : 309 [M+H] + , 
APCI 


2 6 0 


p ' CH 3 

XX 
u 


O 


MS : 282 [M+H] *, 
APCI 



[0 3 3 0] 

$mm 2 6 1 

[0 3 3 1 ] 









2 6 1 


H ft 

ho^ n Y^K-^QL/CH 3 


MS : 380 [M+H] *, 
APCI 



[0 3 3 2] 

MM 2 6 2 „ . 

^16 2 (2) (3) fcpHtttCRft -»i-^ii:^J; <9 , mT^fb^ 

[0 3 3 3 ] 
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[^8 7] 









2 6 2 


N 


MS : 329/331 [M+H] *, 
APCI 



[0 3 3 4] 

H»J 2 6 3 

»16 2 (4) tlWJ^^SS • ^Si-^ittcj; mro<b^^#^o 



[0 3 3 5] 
[S8 8] 







mm 


26 3 




MS : 276 [M+H] *, 
APCI 



[0 3 3 6] 

$mm 2 6 4-2 6 6 

[0 3 3 7] 
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<*- 9 J I 130/ 



IS8 9] 



2 6 4 




MS : 339 [M+H] \ 
APCI 



2 6 5 




MS : 336 [M+H] \ 
APCI 



2 6 6 




MS : 399 [M+H] + , 
APCI 



[0 3 3 8] 

mmm 2 6 7. 2 6 8 

nnm 1 5 otmmfcKB ■ mm-r^ zttzxL ^t©m*#^o 

[0 3 3 9] 
[SE9 0] 







mm® 




O 






2 6 7 


H0 ^l <:S?S ll 
HC1 . 

Of 


, CH 3 

N 


MS : 279 [M-H] 
ESI 




O 






2 6 8 


o 




MS : 279 [M-H] 
ESI 



[0 3 4 0] 
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£%0D 2 6 9 - 2 7 1 
[0 3 4 1 ] 



[*9 1] 




[0 3 4 2] 

Hifcfll 2 7 2, 2 7 3 

n»j 1 5 6 1 mmKBLm • ais-ra itta^ jslto^^^w^o 

[0 3 4 3] 
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: 132/ 



[$9 2] 







WM9 


2 7 2 


v H P H 3 

(T^i N ' 


MS : 262 [M+H] *, 
ESI 


2 7 3 


a, 


MS : 384 [M+H] + , 
APCI 



[0 3 4 4] 

mmm 274 

mmm 1 6 2 ( 5 ) t mmt-KB • mm~tz> iiciD, &T<^ffc^«#7c 0 



[0 3 4 5] 
[*9 3] 









2 7 4 


0 


MS : 293 [M~H] 
ESI 



[0 3 4 6] 

Hi&fll 2 7 5-2 8 9 

mum 4 8 fcraflifcRis • 0, j&Tofl;#w*»fco 

[0 3 4 7] 
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I 133/ 



IS9 4] 



27 5 




MS : 387/389 [M+H]* 
APCI 



2 7 6 




MS : 351 [M+H]', 
APCI 



2 7 7 




MS : 280 [M+H]*, 
APCI 



2 7 8 




MS : 280 [M+H]*, 
APCI 



2 7 9 




MS : 381 [M+H]*, 
APCI 



2 8 0 




MS : 354 [M+H]*, 
APCI 



[0 3 4 8] 
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[$9 5] 









2 8 1 


OH H 




MS : 354[M+H] + , 
APCI 


2 8 2 


o o 

C 


1 f" 3 

J 


MS : 35l[M+H]% 
APCI 


2 8 3 


H J 
(ft) H U 


Xk< 0 


MS : 40l[M+H] + , 
APCI 


2 8 4 


0 




MS : 368[M+H] + , 
APCI 


2 8 5 


o 

a 


4° 


MS : 324[M+H] + , 
APCI 



[0 3 4 9] 
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<*-V I 135/ 



[3£9 6] 



2 8 6 



2 8 7 



2 8 8 



2 8 9 




[0 3 5 0] 

%mm 290 



[0 3 5 1] 
1*9 7] 









2 9 0 


Til / CH * 


MS : 294 [M+H]*, 
APCI 



[0 3 5 2] 
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136/ 



9 1 



(1) 



CI 



n-Bu 3 Sn ~ 



OH 



n-Bu 3 Sn 




2 - f) Fn + ^'f n'J K .(5 0 Omg, 3. 1 9 mm o 1 ) > b 

n^^ (i-yney-l-^v) ^t>(l. 94ml, 6. 38mmol)»T 
HF (l0ml)W:,MT, ^^^^W^Si^X U>r4i 

t*»u 2- [ 5 -^f-;v-4- (>>;/f;^^;v) 4v*-*y-;v 3 

4*3 bfyyy (5 5 4mg, 3 9%) fcilMMMU LT#fco 
MS:4 4 9/4 5 1 [M+H] + , APC I (Me OH) 
[0 3 5 3] 





(10 Omg, 0. 2 2 3mmol) , S^ mg ' °" n9 

n (biJ7x^^7r/) y<?y*A (3 Omg, 0. 0 2 

mm ; Hit (I) (5««, 0. 0 2 6mmol) 

**xf^9 5: 5-6 5 : 3 5) Tffltt^^i^ 2- C5 ~«to/rtm* 
4-^T/7x-^) ^v^^-V-)V—3-4)V\ tfUy> (4 8mg, 8 3%) 
fcL-Cfcfco MS : 2 6 2 [M+H] + , APC I (MeOH) 
[0 3 5 4] 

[0 3 5 5] 
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1*9 8] 



mm 




mm 


2 9 2 (1) 


o 


APCI 


2 9 3 \1 ) 


H3C— j^n J 

h 3 c^J>=n' 


MS : 479[M+H] + , 
APCI 



[0 3 5 7] 
[ft 9 9] 







ta*4* 


2 9 2 (2) 




MS : 290[M+H] + , 
APCI 


2 9 3 (2) 




MS : 290[M-mr, 
APCI 



[0 3 5 8] 

^Ijiffe'^'J 2 9 4 — 2 9 9 

[0 3 5 9] 
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: 138/ 



mi o o] 











mm*. 

.CHj 




<d 9 4 1 


rS 


KS : 365[M+H]\ 
ESI 




, CH 3 ! 




2 9 5 




US : 324M+M*. 
ESI 














pHs j 


1 


2 9 6 


I^C PH \_ 


MS : 366CM+H]*, j 
ESI 




° ^ rS 














2 9 7 




MS : 395[M+H]\ 
ESI 

j j 






1 1 


2 9 8 




J MS : 352 [M+H]*. 1 
ESI 


















2 9 9 


H,C N \-p 

rS 


MS : 365 [M+H]*, 
ESI 







( 0 3 6 0 ] 
[0 3 6 1] 
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^-v I 139/ 



[$10 1] 



HO hV\ 

Vi CF, 


HO 

HO w( P 


HO "I 


HO 


HO 

C) CF, 
N 


HO K >*V 


HO 


HO-X^ P 
HO h 


V> 






1st 




HO-^V^ P 


HO h >=\ j 






H,C-*N^ 1 


HO 

\i CH, 


HO^Y^. P 

HO h V=\ 

\i CH, 

rvv 


HO-X_ P 
HO H V=\ 


ho^ / o 

t) CH, 
r-^WjC/O 




HO O 

CK, CH, 



[0 3 6 2] 

??J (#M2 Si~3.5kg) ^^lilUBliW^t^ l^****(118»M 
NaCl 4 7mM KC1 2 55mM CaCb. 1.18mM MgS0 4 , 1.18mM KH 2 P0 4 , 24.88mM NaHCOa&^l 
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^-y : ho/ 



^ Vt^lf^z^z 7 ^^niaL^95%02-5%co 2 ^^^^*+^^®^^^^ 

**i«ioi*o*l**I**^l- «ttoft«ttWW5 0%t4*5i (IC 
so) (u M) tLt^U ilW^i^ICs oittf&H (^M) *«1 KJFLfco « 
is. A. BJsitFCOWHWtJttTOa^-C**. 3 M M«> 1 ^ MSB > 0 . 5 /* MS 
A 



[0 3 6 
[«1 



3] 

0 21 









C 


^»]45 


c 




c 




c 


|^J59 


c 


3BB0II115 


A 


|^1J124 


C 




A 


g9BMl41 


A ! 




C 




B 




"~ C 


|^$ij207 


B 



[0 3 6 4] 

**rt± M2 0 0- 3 0 0 gWSDlitt?'^ h (9- 1 2M) Sr'&JlL^o 9 
(I- 2g/kg. &T»#) , ilW»TK:-CWW«*J:W*a« 

07,-" 3 vr/^M^c§^ WW* JbiEW Jfeffl * - - - J ^ «««tt*f 
4SXL/- 0 M«»*rt«#Jflfc:£*tt«Rfc- s €> ^Substance P©»*ffiAffl rax 

fl^TSubstance P«»*rt^©««ttA (0. 33^ gAg/mirO * J*^*- 

^SSI! l%ml%%^^m±mmwt, ****** ic#wwttwi«)«a 
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ra (#) I'^u^o 

[0 3 6 5] 



[£103] 





Mffi! MM 


2MM6 9 


5. 7 


s|»j9 3 


9. 1 


3»124 


8. 2 


»]13 5 


17. 8 


$3Ml4 2 


17. 3 


SS«P4l71 


12. 8 


3WW2 0 7 


13. 9 



[0 3 6 61 

[sm±«5pjffl^r«fett] 

r 0 3 6 7 ] 
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^-v : i/E 



(R 2 )m 




(I) 



ttO~2**V. R 2 > R 4 »±. ^n, 7* = * V^v^ 
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g^f ^51S^±^ 0 0 9 4 

f^jftH ¥il6^ 3H26B 



[HffiB] ¥^16^3^230 
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